and there has been much speculation on the nature of the guest species.
Our interest in related AsF6 3 salts prompted our examination of the AsF5 materials and from synchrotron-radiation As-absorption edge studies, we 4 5 concluded ' that AsFs was entering graphite by oxidation according to the equation:
The observation 6 that AsFs can be recovered from the intercalate, implied reversibility of (1), but the As-absorption edge studies 4 did indicate essentially complete conversion to AsF6 and AsF 3 . There has been much reluctance to accept this interpretation. Some of this has derived from failure to find AsF3 in the gases from graphite-AsF5. 6 The failure to 19 7 observe more than one F nmr resonance, and the large electron withdrawal from the graphite (which extensive conversion to AsF6 requires) have also presented difficulties. 8
Our investigation of the volatiles from ~sFs shows that the earlier findings 6 were misleading. A sample of CsAsFs ,--was prepared from powdered high-purity pyrolytic graphite, which had been well dried, and pretreated with fluorine to remove any reducing species. Infrared spectroscopy showed other infrared-active components to be absent from the AsF 5 used in the preparation. The volatiles from a CsAsFs sample at zoo, held under vacuum, were monitored by infrared spectroscopy as a function of pumping time.
Within the first minute the volatiles were largely AsFs, but AsF3 was There is no perceptable change in t/t 0 when AsF3 is added to or removed from a monolithic sample and X-ray diffraction findings indicate no change in stage. It had previously been observed 10 that the graphite/AsFs stages obey the relationship CsnAsFs where n is the stage (see Figure 1 ). Since
+ -
CsAsFs can be represented as C12 AsF6*1/2 AsF3 (if the equilibrium for (1) is far to the right) it is reasonable to suppose that the neutral AsF3 molecules occupy the vacancies in the C12AsF6 anion arrangement, as proposed in Figure 2 
